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CHUHTE3A HA JM-u-TOJNYUJAHJ HA ®TAJIHA KHCEJHHA,
* N-o-TOMANOTAJIMMUA ¥ HUBHA PEAYKIIAJA
CO JUTNYMAJIYMUEHNYMXHUJIPH/]

J. Ierposa n V. Tlerpon
Xemucku axynimeii, Yuusepsuiieii ,,Kupuar u Memoguj* — Ckoilje

Ipu 3aemMHO [¢jcTBO My @Tanonmnopnn " n—’ronywnm;
BO 3aBYCHOCT OJf CPEIMHATA BO'KCja IITO CC M3BERYBa. PEAKIL.j.Ta,
ce JoduBaat .uu-n TOJIYI/I,HI/IL[ Ha (PTanHa KHCCIMHA (I) HITH N-n-'romm-
bramovy  (10):

‘Mpu pexyxmyja Ha (I) co L1A1H4, ce nodusa JH-TI-TOJTAI-0-
xewmwienguamui (I11). TIpu peayxuuja ua (II) co LiAlH,, xora Mou-
cxuoT oxuoc LiAIH, : (II) ¢ 0.5 : 1 ce moGusa N-ii-romui-3-xunpoxcud-
tamumuaud (IV), a xord Toj ofHoc € 4 @ 1°ce qodusa N-I-TOMMIM3OMH-
pomait (V).

TexoT Ha peakmyjaTa € CIefieH CO NMPOMCHUTE BO MR(pa upse-
HATC CUEKTPH, a HAcHTH(UKXanujaTa Ha OODUCHMTE COCAMHEMMja €
BpILCHA, HCTO TaKa, CO HUBHUTC Mu(ppalpseHu CICKTPH, HOPH IUTO
CC ACHTHEPRHM HAJKAPAXTEPUCTHYHUTC JGHTH.

ToneM fes o1 HANTUTE UCTPAXKYBamA (1-—4) Dellie MOCBETEH HA CHHTE3A-
‘Ta HA JUAMMIM OJ THIOT: ' '

_ @_Qonm 4 ' @—NHCOR
N

ONHR NHCOR
R =CcHy 5 pCH3-CcH, ; ' p-0CH3z-CcH, ; p—Cl-CgHy

| CuHTEeTH3MpaiHTe [WAMUNE IOJ NCCTBO Ha P,S; Bea IpeBemyBaum
BO COOJBCTHU AUTHOAMMAH. MefyToa, OF O-JHAMHAMTE COOABETHHTE O-
JuTHOAMM[M He Oea ycmemHo u3oympawu. Bo oBoj ciyuaj ce obmuosme,
woafajtu ox dranownxiaopull ¥ I-TOJYHRMH A2 CHHTCTH3HPAMC JU-II-TO-

10*
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Jyupup Ha (GTanHa KHCENHMHA CO HAMEPA JOOHEHMOT AUAMMJ 3 IO THEpaMe
M OpeBeaeMe BO OUTHOAMHL.

Peaxm j.ta Mefy ¢Tanomwnxmopugor M m-ToXyMaMHOT ja Bomemme
BO Pa3NMYHM CPCIUHM Kako IITO C€ aJKOXOJI, MUPHAMH, KHOKCAH, 4 MCTO
TaKa ja xopucTeBMe i Schotten-Baumenn-oBaTa peakinija, co eI ;a moSueme
AYaMHU]] CO IIOTOJIEM HPHHOC.

Kora peaxmyjita ce u3BesyBa Bo cpefMHa HA NMPUAMH ce H3BOjyBa
CBETJIO 1pBeH Tanor. Ilpu Tpotupame co §eH30J €1 OF TANOTOT ce pac-
TBOPA ¥ N0 NPCKPHCTANM3AIL] .Ta ce TomM Ha 180-2°, moaeka moroseM nen
OCTAHYBA HCDACTBOPCH M Ce Tumu Ha 200-2°. Opa ykakyBa /ieka IIpH peak-
mjiTa ce foOuBaaT ABe pasmMuHM coemunenuja, Kora peaxuyjaTa ce usse-
Ayba BO CpC/iMHA HA aJIKOXOJ MUIM JIMOKCAH Ce JOOMBA CaMo €AeH NPOAYKT,
€0 TOYKa HAa Tomemwe 200-2°. M k:.j npumenata Ha Schotten-Baumenn-osaTta
peakuuja, max ce NoOHBA CaMO e/icH NPOAYKT CO TOUKA HA Tomeme 200-2°.
Hobuenure coemuenuja ru HACHTHOHIUPABME CO TIOMOLI HA HUBHHTE mHbpa-
HPBEHK CIEKTPH. Bo CHeKTpuTe Ha coeamHujaTa co TOUKa Ha Tomemwe of 180°
ce 3abenexyBaaT CICAHHTE KAPAKTEPHCTHYHH JICHTH | WHTCH3MBHA JICHTA
Ha 1650, Xako # JJOCTa MHTEH3UBHM JeHTH Ha 1540 1 1330 cM-! KoM €O CH-
TYPHOCT MOXAT Jia ce acurHupaat xaxo Amua I, Amupn II m Avmp III coonse-
T0. ITokp:j mojaraTta v a cioMe’ aT:.iTe JIEHTH HEMaMe I0j:.Ba HA METCH3HSHA
H ocTpa JickTa 14 33C0 «M—! koja, Bep( j .T1.0, NpUIala HA BaJeHTHATA Bubpa-
mja Ha NH rpynaTa, Kako ¥ JCHTH CO IOCJ]IAd MHTEH3HMTET Ha oxomy 1600,
1500 1 oxoxy 1450 cM—! mTo ce moixaT Ha BudpanuuTe Ha SeH3EHCKHOT
HpCTCH, KaKo M JerTa okony 1430 cM—! mTo nprmara ma gedopMamuonaTa
BaOpamija xa CHy rpyn.ra. IIpECYCTBOTO EA CIOMEHATHTE JICLTH BO CIIEK-
TapoT HU € CUI'YPCH JJOKA3 Aeka JOOUEHOTO COeqUHEHNE CO TOYKA HA TOIEHE
180—2° e mu-m-Tomymmun Ha ¢ranna xucemmua. OBa coequHMCHNE Danguan
(5) ro oBun co KONTOTP.] .0 3arpcpame Ha (PTAIHA KMCETMHA CO CHMETpUTHA
I-TOJHITHOYpEA.

Bo CHEXTapoT Ha COEAMHEHMETO CO TOYKA HA TONCHE 200-2°, mma
MO0jaBa HA €[HA MHOTY MHTEH3MBHA JieHTa Ha 1715 cM—! ¥ Ha €1Ha TOMAJIKY
HMHTEH3HBHA JieHTa Ha 1735 cM—1, KaKo ¥ Ha JIeHTA CO JOCTA CHJICH MHTCH3H-
TVT 0KoJ1y 1370 cm—2, lySneror Ha jentr Ha 1715/1735 cu—1e KapakTHCETPH-
HeH 33 GTaMMHINTE M MOXE /a ce NPHIHMIIE Ha AHTHCHMETPHYHATA H CHME-
TPHHATA BHOpaIMja Ha KAPGOHMIHATA I'DyNa BO MOJEKYJaTa Ha (TamuMu-
not (6), noaexa nentata Ha oxomy 1370 cm—! BEPOjaTHO MMa KapaxkTep Ha
BancHTHaTa CN Bubpamuja M e KapakTepucTHYHA 32 HaeHTHGUKAMjA Ha
¢ramovaure JIpyruTe JIeHTH INTO ce jasyBaat mox 1600 cM—! cmopep
CBujaTa MOJOXKDAa BO CIEKTAPOT H CIOPE] CBOjOT MHTEH3HUTET MOXAT na ce
NPUIMINAT Ha BUOpAIMuTe Ha DeH3eHCKHOT mpcTeH. CHopex Toa, MOXe Aa ce
3aKUIy'H, AeKa COEAMHCHHETO CO TOYKA Ha Toneme 200-2° ¢ N-n-Toymndramm-
MuJ, J05MEr.0 MPCKTHO CO Peakuuja moMery GTanoOMIXIOPUA M I-TOXYHIUH.

3a nodusame Ha N-apuidramuMuauTe Hocera Bo JIUTEPATYPATa HE
€ ONMILNAHA CIIMYHA Deaxuyja. :

Ce 0bunoEMe CHHTCTH3MPAHMOT JH-I-TONYHAUL HA ¢dTanua xucemHa
Aa TO XIpEBE[ICME BO COOABETEH AMUTHOAMHU/ IIOX AejcTBO Ha P,S;. MefyToa,
HpH CHTE OBMAM, MECTO JUTHOAMHX, FOGMBABME COCAMHEHHE CO TOYKA HA
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Toneme 200°. CIeKTapoT Ha COCAMHEHMCTO KAKO I HErOBATA TOYKA HA TOIEHEe
HE/TBOCMHCJICHO HOKaXYBa J€Ka H BO OBOj Ciiydaj cc godmsa N-m-Tosmad-
TaJMMHL.

Holuenute coenuuennja ce odupoBMc Ja i pedyumpame. Cropex
JUTCPATYPHUTE HOJATOUM PCAYKIWj:Ta HA aMHIMTC MOXE Ja Ce BPIIHM Ha
pasmited Hawaud (7—10). Bo HamaTa paSoTa Kako PCAYKTHUBCH arexc yIo-
Tpebusme LiAlH,, paSoTejku BO CyB M METGPTCH PAcTBOpPYBaY KaKO ILITO
e TeTpaxuapodypanoT WM etepoT. Ilpu paboTtata ynorpeSyBarMe pa3mivny
omuocu Ha LiAlH, cmpuma coeamie:eTo MTO CaKaBMe Jia IO PeAYIMpaMe.

Ilpu pemyxmmjaTa Ba AW-TI-TOJNYMAMAOT HA (TanHa KHUCEIMHA XAKO
KpaeH IPOAYKT CEKOTalll HoOMBAME IM-I-TOJIMJI-O-KCHJIMICHIMAMIH, He3a-
BHCHO O]l KOJH4YeCTBOTO Ha ymoTpebemmor LiAlH, M BpoMeTpaemeTo Ha
peakmujaTa.

Hajnobap npumHoc ce fobuBa Kora MOJApHEHOT OFI0C Ha LiAIH,
: avuzoT ¢ 20 : 1 M Kora peakuujata ce M3BeJyBa BO TETPaxuapodypaH Ha
65° Bo Tex ma 2 vaca. JIoGHEHHOT aMUH UPCTCTaByBa He3bojHa KPHCTaTia
CYHCTaHIOM & €O TouKa Ha Tomemwe 112—4°. UcTwoT aMuu co MAeHTHYHA
TOYKa Ha Tollewe ro fodune Scholtz u Jaross (11) xou Tpraane o o~-KCHIHIEH=
OpoMuz ¥ BUILOK Ha N-ToNyuuH. Bo undpaupsenuor crexTap Ha oBa coemu-
HeHME MMA HojaBa Ha JIeHTH okoay 2800—2900 cm-! ko mpumaraat Ha
BaJlcHTHUTe BuOpammn Ha CH, rpymute, mto ykaxyea nexa CO rpynamre
on amuzor ce peaymupasn no CH,. Jlentata Ha NH BanenTHaTa BSpamy a
BO 2MUHOT € NOMeCTCHA Ha 3418 cM—! BO OAHOC HA COOJBETHATA JICHTA Kaj
aMEJIOT Koja ce Haofa Ha 3300 cm—L

Ilpu peayxmpja Ha N-I-ToMMAQTATEMEIOT BO 3aBHCHOCT OJf YHOTpe-
Seroro xoymyecTBo Ha LiAlH, 1 BpeMeTpaewmeTo Ha peakimjaTa ce JoSupaaT
ABa PasMYHA peAyKUMoHM mpoussogu. Kora peakmujata ce uspemysa Bo
cpeauna Ha TeTpaxuapodypan, Ha 65°, Bo TeK Ha JBa yaca M KOT2 OJHOCOT
Ha LiAlHI : mvmunoT e 0.5 mona : 1 Mon ce goduBa KpucTaaHa CYNCTAXI¥]A
€O TOUKa Ha Toliewe 162—4°. Bo ME(PPAUPBCHIOT CICKTAP HA OBA COCHHHE-
Hue IMaMe I0jaBa Ha e4Fa HHTEH3UBra JeHTa Ha 3315 cM—! ¥ Ha eHa MOIIHE
HETCH3MBHA JIeHTa off 1670 cm—!. TlojaBaTa Ha OBue ABe JIERTH YKaxyBa
AeKa [IOILIO [0 PeAyKIja caMo HAa €JFATA KapOOHWIHA Ipyna BO MOJEKy-
Jata Ha Qramumugor. JlemtaTa Ha 3315 cM-! Moxe ma ce NPUIIAILIC HA
BaJeHTHATA BHOpalMja HAa XHAPOKCMIHATA I'PYNA OJ CEKYHJApHA AJKOXOJ-
HA TpyNa INTO HACTAHANZ NpPY PEIyKUMja HA c¢AFaTa KapOOHWIHA rpyna.

Hepenyuupanata xapGoruiIEa rpymna ce jaByBa CO CBOjaTa BHOpamuja
Ha 1670—! cM, Taka WTO, MOXe Ja CC 3AKIIYYH, /icKa IIPU AeIyMHATa PCAYKIH)a
Ha N-m-romandramimuzg ce joduea N-n-Tosmn-3-XHAPOKCH( TAIMMIIHH.
Opa coeaunenne ro noduse 1 Dunet 1 Willemart (12) xora N-n-tomaidran-
MMHJIOT TO PeJiyIupajie €O MAarHe3HyM BO IIPHCYCTBO HA MCTHA aJIKOXOJ
H aMOHMYM XJIOPUZ.

Kora peakmmjata ce ussenysa co pumok ox LiAlH, Bo TeTpaxmmpo-
bypan mmm cyB etep ce [oduBa coeMuHEHHE CO TOYKA HA TOMCHE 195°, Haj-
Hodap mpunoc ce Joduea axo oxuocor Ha LiAlH, cnpeMa mMuioT e 4 Mona
: 1 Mon u peaxmmjaTa ce m3BeyBa BO Cpe/HHA HA CYB €Tep BO TeK Ha 4 waca.
Bo cmekTapoT Ha 0Ba COCHMHEHMC HEMA JIGHTH BO 0DJacTa Kaje LITO ce
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aByBa BAJICHTHATA BUOPAlMja HA KAPOOHMIHATA IPYNd, HO 3aT02 HMA nojasa
jHa JieHTH BO odmacra mefy 2800 i 2900 cM—?, WTo Ce JOJKAT HA BANEHTHATE
suGpamunr ¥a CH, rpymata ¥ ykaxypa Jexa JBeTe KapSOHWIHA rpyrm BO
Monekynata Ha N-m-TommndTaimMupoT ce pemyumpazu-go CH, mw pexa
HoOMCHOTO cocauueHre ¢ IN-I-TOMIM30MHAOJIHH.

N-I-TOMWIE3OUHACIMEGT € JOOHSH M €O NOHATAMOIIHA peAyKimja Ha N-m-
TOMMI- -3- xmpoxcmbmmn\mm

EKCIIEPUMEHTAJIEH JEJ
ToukuTe Ha ToNEE He ce _kopurupard. Wudpanpserute cuekTpu

ce CHIMCHH HA cneKTpoq)OTumeTap IIepIcm{ Enmep Mogen 521, Bo noapadje
oA 4000-300 .cMm~! Bo KBr.
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Hu-n-tonyuauy #a drama kucemHa (1)

Bo mupuauHCKH pacTBop of 2.14 r (0,02 Mosia) N-TONYM/IHH CO JAACHE
H Memame ce gojasa 2.03 r (0,01 mox) - drasownxiopun. Hacranatuor
IOPOXYKT 1O -GUATpHpambe, CYWCHhe M NpEKpHcTanH3amdja ox OeHzon ce
Tomx Ha 180-2° (JImt. 5 T.T. 179°). . . I

N-m-romundrammey (1)

PaSoTejkn MO MCTH YCJIOBH Kako ¥ IpH HoduBameTo Ha I, mpu 1uro
peaKmujaTa ce HM3BEAYBAa BO CDEAMHA HA aJKOXOJ MIM JHMOKCaH, ce Jobupa
HPOAYKT Koj, MO NPEKPUCTANM3AIMjaTa OJ AJIKOX0J, Ce Tomx Ha 200-2°.

HcroTo coenuHenue ¢ goduero kora 1.1 r (0,005 mona) P, S; ce nonasa
BO TOHON mupHmuHCKH pactBop of 0.860 r (0.0025 Mona) M-TI-TONYMAUA
Ha (TanHa KucemuHa. PeakmmomaTa cMeca IOToa ce peduiykcupa ymire 75
MHHMYTH ¥ ce ®31eBa Bo 100 Mn Tomna Boja. ITo GunTpupameto, CymICHCTO.
M TpeKpUCTATM3AIMjaTa ce fodmBaaT Xpuctamu co T.T. 200-2° (Jlur. 13 1.7
201-2°). 7
: PenyxmujaTa ja m3BemoBME Taka ILITO PACTBOPOT WM CYCIEH3HjaTa
HA . AW-I-TONYMAUS Ha ¢Tansa xuceauHa Wi N-I-ToNHa(TaaIMMHA, BO CYB
eTep MIM TeTpaxuppodypaH, ce NoAaBa KalKa IO Kamka BO CycHeH3aTHja
na LiAlH, Bo Terpaxmapodypan umm ercp. PeakmpoHaTa cMeca ce peduryx-
cupa 2 HIH 4 "aca, a MOToa Ce 0CTaBa [0 CTOM 24 4aca Ha CODHAR TcMue-
parypa. , ‘ , »

Co najieme B Melllake HA PCAYKIMOHMOT KOMILUIEKC C€ HOAABA MANKY
Bofa u 1 m H;SO, o pH 6. Ce oTcTparyBa TeTpaxuApo(ypaHoOT WM €TCpoT,
a Of BOJICHO KMCEIHOT CJOj CO MOZEKeKpaTHA EKCTPaKIMja Co eTep ce OAxe-
JIyBaaT €TEPCKUTE CIOEBU O KOH 110 cylieme co de3BofeH NaySO,, eTepoT
HCOapyBa. 320CTAHATHOT CYypoB IPOJYKT IOTO4 C€ MPCKPUCTAM3HPA.

Hu-n-roman-o-kcuwmanesmumamun  (I11)

TIpu pedmyxc ma 0.69 r (0.002 moma) I u 1.52 r (0.04 moma) LiAlH,
BO TeTpaxuapodypaH BO Tek Ha 4 uaca ce J{0OMBa INPOAYKT KOj IO NPEXpHU-
CTANA3aIMja Off IMKJIOXeKaH ce Toms Ha 108—9°. .
Anamia CypHgN, (316.449) Teop.: C 83,50 H 7.64, N 8.85
) Hajoeno: C 83,42 H 7.60, N 8,38 %

N-p-roman-3-xappoxcudrammuaud (I8)

On 0.47 r (0.002 mousa) II.m 0.038 r (0.001 moux) LiAlH, Bo TeTpa--
xugpodypan u pedilyKC Ha peaKiMoHAaTa CMeca BO TeK Ha 2 #aca ce JoOus
IPOAYKT KOj 10 HPeKPHCTANM3auuja O aleToH ce Tomu Ha 162-4° (JIn
12 1.1T. 166°).

Anamma C,H;;0,N (239.276) Teop.: C 7529, H 547, N 5.85

' : Hagewo: C 7555, H 531, N 597 %
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N-n-romumonngomaa (V)

On 0.47 r (0.002 mMona) IT i 0.3 r (0.008 mona) LiAlH, cycrengupanu
BO eTep ¥ peduiykc ox 4 1aca ce godusa V co T.T. 195—7° (JIuT. 14 T.1. 195°).

Anamsa CiHy;N (209.293) Teop.: C 86.08, H 7,22. N 6.69 %
najredo: C 86.25, H 7.19, N 7.01 ¥

HcroTo coemuicHue € HoSueno Kora cycmensuja ox 0.22 r (0.009
Mona) IV Bo TeTpaxugpodypau ce JojaBa Kaixa N0 Kamka Bo 0.3 T (0.008
mona) LiAlH, cycmenmupan Bo TeTpaxugpodypaH a peaxuHoHATa cMeca
ce peduyxcupa 2 uaca.
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SYNTHESIS OF DI-p-TOLUIDIDE OF PHTHALIC ACID, N-p-
TOLYLPHTHALIMIDE AND THEIR REDUCTION WITH LITHIUM
ALUMINUM HYDRIDE
D. Petrova and 1. Petrov
Faculty of Chemistry, University ,,Kiril and Metodij« — Skopje

SUMMARY

When -the reaction between phthaloyl chloride and p-toluidine had
been performed di-p-toludide of phthalic acid (I) or N-p-tolylphthalimide
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(ID) were obtained, depending upon the medium in which the reaction was
realized.

When I was reduced with LiAIH, di-p-tolyl-o-xylylendiaminc (III)
was obtained. When LiAIH, was used in rcduction of II in proportion 0.5
to 1 mole N-p-tolyl-3-hydroxyphthalimidine (IV) was obtained, but when
the mole ratio was 4 : 1 N-p-tolylisoindoline (V) was obtaincd.

The reactions were followed by the alternaticns in the infrared spectra,

which werc also used for identificaticn of the products. The most charac-
teristic bands were also asigued.



